In this paper, a microwave cavity resonator is presented for chemical sensing applications. The proposed resonator is comprised of a three dimensional (3D) split-ring resonator (SRR) residing in an external cavity and capacitively coupled by a pair of coaxial probes. 3D-printing technology with polylactic acid (PLA) filament is used to build the 3D SRR and cavity. Then, the surfaces of the SRR and the inside walls of cavity are silver-coated. The novelty of our proposed structure is its light weight and inexpensive design, owing to the utilization of low density and low-cost PLA. A Teflon tube is passed through the split-gap of the SRR so that it is parallel to the applied electric field. With an empty tube, the resonance frequency of the structure is measured at 2.56 GHz with an insertion loss of 13.6 dB and quality factor (Q) of 75. A frequency shift of 205 MHz with respect to the empty channel was measured when deionized water (DIW) was injected into the tube. Using volume occupied by the structure, the weight of the proposed microwave resonator is estimated as 22.8 g which is significantly lighter than any metallic structure of comparable size.
Introduction
Additive manufacturing (AM) technology, also called three-dimensional (3D) printing, rapid prototyping, and layered printing, is an approach in which 3D structures are directly printed from a computer-aided design (CAD) file without any part-specific tools and dies [1] . In this freeform fabrication, layers are printed in the horizontal plane and thickness is added by successive repetition. Digital design and CAD tools provide great flexibility to change and modify or control the parameters and process of complex designs anywhere and anytime. Contrary to conventional fabrication techniques (e.g., lithography), in AM the entire structure is completed on a single 3D printer, which also saves production costs and energy. Owing to instant prototyping and the possibility of quick optimization after a single fabrication, academia and researchers have been using 3D printing to test their innovative ideas and concepts. The design and manufacture of lightweight structures are among the most important requirements in the aerospace industry [1] . In this article, 3D printing is utilized mainly to fabricate a lightweight structure, which may offer a low-cost solution without compromising performance.
Fused deposition modeling (FDM) is one of the 3D-printing techniques in which thermoplastic filament is extruded upon heating and objects are built layer by layer using a bottom-top approach. FDM has emerged with printing resolution as high as 50 µm [2] . With the advancement in materials design, low loss polymeric materials such as polypropylene (tan δ = 0.000265) have been investigated [3] . Aside the filament material, the internal settings of 3D-printing machine such as build speed, resolution, and heat transfer play their roles in the quality of a printed object. Metamaterials (MMs) are artificially engineered periodic structures with subwavelength unit-cell dimensions that provide miniaturization and exhibit a high quality factor (Q). The properties of MMs depend mainly on the dimensions, topology, or orientation, and configurations adopted [4] . Split-ring resonators (SRRs) and complementary-split-ring resonators (CSRRs) are the two most used configurations of MMs to accomplish versatile microwave components such as antennas [5] , sensors [6] , absorbers [7] , power dividers [8] , and filters [9] . Inductive-capacitive (LC) equivalent circuit models are derived to describe the behavior of unit-cell SRRs, where capacitance is provided by the split-gap of the SRR and inductance is provided by the surface current flowing into the metallic SRR. Single and multiple combinations of planar SRRs fed by various types of transmission lines such as microstrip lines or coplanar waveguides have been widely employed for chemical sensing applications.
There is an increasing trend to manufacture complex designs using 3D-printing technology. For instance, a 3D-printed orthogonal transducer based on modified turnstile junction is presented in Ref. [10] . The multiple bands (Ku-band, lower Ka-band, and upper Ka-band) were targeted. It has been claimed that the 3D metal printing technique has enabled the manufacturing of rectangular waveguide's corners with a higher accuracy as compared to that of a milling cutter. In Ref. [11] , a 3D-printed orthonormal transducer is fabricated using photopolymer resin and after that copper-coating is used. Thus, the structure has an additional feature of being light weight owing to 3D-printing technology. Recently, a few metamaterial structures have also been realized in 3D geometry using various manufacturing technologies.
State-of-the-art 3D resonant structures developed on the basis of SRRs have been proposed [12, 13] . In [12] , a 3D SRR (18 mm × 18 mm × 3 mm) and a cavity made from metallic materials was proposed as a microwave resonator that can detect chemicals. In [13] , 3D SRRs were constructed using a metal stress-driven method. The fabrication strategy consisted of electron-beam lithography and reactive ion etching processes. From the bending test results, it was concluded that the radii of curvature increased with an increase in width while the arm length was fixed. The electric field and magnetic resonance modes both were demonstrated using x-polarized transverse wave. Further, the tunability of these 3D SRRs was investigated in relation to change in temperature. In [14] , an SRR probe was proposed that was validated to measure dielectric permittivity of 2 to 27 in the frequency range of 1-3 GHz, with high accuracy and resolution. The tuning capability was demonstrated by changing the geometrical parameters of the SRR. It was proposed to target useful applications such as 2D near-field dielectric imaging of large-area composite materials. In [15] , the model of 3D chiral helix-shaped metamaterials was presented. It was shown that the conversion between left and right circular polarization waves for the proposed model was much broader than that of the continuous helix model. The phenomenon of cross-coupling between electric and magnetic fields results from the chiral electric currents on the resonators due to the broken mirror symmetry. For various phase angles, the field distributions on the inner and outer boundary of the rings were analyzed. In [16] , a stretchable and bendable SRR was built in a polydimethylsiloxane (PDMS) substrate. This fluidic SRR was realized by injecting liquid metal (Galinstan) into a microfluidic channel, which was realized by combining two PDMS layers. The stress levels onto the surface were transformed into the variation in the Galinstan liquid state. This flexible resonator is a potential candidate for conformal, non-planar, and curved surfaces in flexible electronics.
There are two main reasons behind the use of FDM-based 3D printing technique to fabricate the proposed geometry: (1) Using the 3D printing technique, the geometries (cavity, sensor) have been constructed using lightweight PLA Material and thereafter metal coating has been uniformly deposited. This significantly reduces the overall weight as well as fabrication cost of the design; (2) The cavity has been made using perforated dielectric, to further reduce the amount of the constituent PLA material. This perforated cavity cannot be realized other than with the 3D printing technique. On the contrary, large amount of costly materials are used in [12] to realize sensor structure. In [12] , a 3D SRR (18 mm × 18 mm × 3 mm) and a cavity made from metallic materials was proposed as a microwave resonator that can detect chemicals. The choice of materials, such as copper and aluminum, make this design bulky and expensive. In [13] , 3D SRRs structures were fabricated using complex fabrication techniques using high-tech machinery. This type of complicated fabrication procedure can be easily ignored in 3D printing techniques, thus reducing the manufacturing time as well as cost.
In this study, a lightweight and low cost SRR-based chemical sensor has been developed, exploiting 3D printing technology. The cavity perturbation technique has been considered in the proposed geometry for a resulting high Q-factor, which is used to detect various chemicals. Taking an initiative step, a simple design of SRR was chosen to fabricate using 3D-printing technology. Two capacitive coupling probes are used to excite the 3D SRR which is resided in a cavity housing. Both the SRR and the cavity housing are built from Polylactic acid (PLA) material, therefore, structure obtained is lightweight and inexpensive. In order to get conductivity, the surfaces are silver coated. By dint of the cavity housing, radiation losses are reduced. PLA is a low cost and more importantly a very low-density material, therefore, a rigorous weight reduction is expected as compared to any metallic structure of comparable size.
Sensor Design
The working principle of the proposed microwave resonator is based on cavity perturbation phenomenon. A 3D SRR is placed inside a cavity and a Teflon tube is passed through the SRR so that the tube is parallel to the electric field of the incident EM wave. The SRR along with the air-filled tube results in a response, obtained from the transmission coefficient (S 21 ) plot. When a target chemical is injected into the tube, the response shifts due to the change in the effective permittivity value, and the chemical can be easily detected from that shift in resonance. The final layout of our proposed microwave resonator is shown in Figure 1 ; we describe the detailed design process herein.
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The resonance frequency (fr) of our proposed design mainly depends on the physical dimensions of the SRR geometry and the chemical under test. The other dimensions (for instance length of the inner conductor e and coupling gap g) are loosely influencing the resonance, through mutual coupling effect. Instead, these parameters (g and e) are mainly contributing to the magnitude of S21 as depicted in Figure 5 . Investigation of optimum coupling gap (g) based on the criterion of maximum frequency shift (∆f ) corresponding to dielectric properties of air and deionized water (DIW). The optimum coupling gap is found as g = 2 mm because at this coupling the higher frequency shift (∆f = 270 MHz) as compared to other two cases of g = 1 mm and 3 mm, is achieved.
Minimizing the IL is necessary to maintain a high Q-factor, which directly influences the sensitivity of the proposed sensor. In addition to the coupling gap, the length of the bare inner conductor (peeled-off part represented by e) is an important consideration. In order to find the optimized e, a parametric analysis was conducted while keeping g = 2 mm fixed during this set of simulations (see Figure 6 ). As shown in the figure, e = 1 mm and 3 mm cause high IL values, such as 33 dB and 22 dB, respectively, whereas e = 7 mm and 8 mm provide reasonable values of IL, such as 16 dB and 15.5 dB, respectively. Therefore, e = 7 mm was considered for the final layout of our proposed design. Minimizing the IL is necessary to maintain a high Q-factor, which directly influences the sensitivity of the proposed sensor. In addition to the coupling gap, the length of the bare inner conductor (peeled-off part represented by e) is an important consideration. In order to find the optimized e, a parametric analysis was conducted while keeping g = 2 mm fixed during this set of simulations (see Figure 6 ). As shown in the figure, e = 1 mm and 3 mm cause high IL values, such as 33 dB and 22 dB, respectively, whereas e = 7 mm and 8 mm provide reasonable values of IL, such as 16 dB and 15.5 dB, respectively. Therefore, e = 7 mm was considered for the final layout of our proposed design. Figure 6 . Various lengths of bare inner conductor (e) of the coaxial coupling probe were investigated, where the coupling gap was fixed as g = 2 mm in this set of simulations. Inset shows the top view of the assembly for the case when e = 7 mm. The bare inner conductor of the coaxial cable is not radiating as a monopole antenna and it does not contribute to the high transmission coefficient (or reduced losses), thus ensuring that the length of the coaxial cable is less than one wavelength (λ), and the length of the bare inner conductor is less than λ/4.
The resonance frequency (fr) of our proposed design mainly depends on the physical dimensions of the SRR geometry and the chemical under test. The other dimensions (for instance length of the inner conductor e and coupling gap g) are loosely influencing the resonance, through mutual coupling effect. Instead, these parameters (g and e) are mainly contributing to the magnitude of S21 as depicted in Figure 6 . Various lengths of bare inner conductor (e) of the coaxial coupling probe were investigated, where the coupling gap was fixed as g = 2 mm in this set of simulations. Inset shows the top view of the assembly for the case when e = 7 mm. The bare inner conductor of the coaxial cable is not radiating as a monopole antenna and it does not contribute to the high transmission coefficient (or reduced losses), thus ensuring that the length of the coaxial cable is less than one wavelength (λ), and the length of the bare inner conductor is less than λ/4.
The resonance frequency (f r ) of our proposed design mainly depends on the physical dimensions of the SRR geometry and the chemical under test. The other dimensions (for instance length of the inner conductor e and coupling gap g) are loosely influencing the resonance, through mutual coupling effect. Instead, these parameters (g and e) are mainly contributing to the magnitude of S 21 as depicted in Figures 3-6 . Hence the shift is not significant with different values of g, as observed in Figure 5 . Nevertheless, we have considered g = 2 mm as the best coupling gap with the water-filled Teflon tube.
All design parameters of the final layout of our proposed microwave chemical sensor are provided in Table 1 . 
Simulation Analysis
ANSYS High-frequency structure simulation (HFSS) was used for full-wave simulations of our proposed idea; S-parameters were obtained after inserting the dielectric properties of air, ethanol, and deionized water (DIW). The dielectric properties of ethanol (ε r = 6.5 and tan δ = 0.96) and DIW (ε r = 76 and tan δ = 0.12) were adopted from a standard reference [21] , and the S 21 curves of our proposed sensor were analyzed (see Figure 7) . The resonance frequency with an empty channel was found at 2.564 GHz with an IL of 15.93 dB. The resonance frequency and IL with ethanol were found at 2.539 GHz and 22.87 dB. With respect to an empty channel, a frequency shift of 25 MHz when the dielectric properties of ethanol were simulated is attributed to the difference in the dielectric constant between air and ethanol (5.5), which is a low number. When the dielectric properties of DIW were simulated, the resonance frequency and IL were 2.35 GHz and 22.44 dB. A maximum 214-MHz shift in resonance frequency (simulations) corresponding to the empty channel and DIW was observed. All design parameters of the final layout of our proposed microwave chemical sensor are provided in Table 1 . Table 1 . Design parameters of our proposed 3D-printed SRR and its outer assembly, which are proposed as a chemical sensor. (Units: mm).
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Simulation Analysis
ANSYS High-frequency structure simulation (HFSS) was used for full-wave simulations of our proposed idea; S-parameters were obtained after inserting the dielectric properties of air, ethanol, and deionized water (DIW). The dielectric properties of ethanol (εr = 6.5 and tan δ = 0.96) and DIW (εr = 76 and tan δ = 0.12) were adopted from a standard reference [21] , and the S21 curves of our proposed sensor were analyzed (see Figure 7) . The resonance frequency with an empty channel was found at 2.564 GHz with an IL of 15.93 dB. The resonance frequency and IL with ethanol were found at 2.539 GHz and 22.87 dB. With respect to an empty channel, a frequency shift of 25 MHz when the dielectric properties of ethanol were simulated is attributed to the difference in the dielectric constant between air and ethanol (5.5), which is a low number. When the dielectric properties of DIW were simulated, the resonance frequency and IL were 2.35 GHz and 22.44 dB. A maximum 214-MHz shift in resonance frequency (simulations) corresponding to the empty channel and DIW was observed. 
Fabrication
In order to fabricate our proposed microwave cavity resonator, digital files (geometry specified) are provided to 3D printer Ultimaker 2+ and PLA filament is used as the constituent material. After fabrication of the 3D designs, the inside wall of the cavity housing and the surfaces of the 3D SRR were silver-coated (CANS ELCOAT, P-100) using a paint brush. For drying purposes, the silver-coated sample was kept for 24 h at room temperature. A circular Styrofoam piece (4 mm × 44 mm) was cut and placed inside the cavity housing. The silver-coated SRR with a Teflon tube passing through it was placed at the center of the Styrofoam. A pair of 50-ohm coaxial cables (RG316) was capacitively coupled to the SRR at a distance of 2 mm, which was roughly adjusted with a 2-mm thick plastic film that served as a spacer. Stepwise fabrication of the 3D cavity housing and SRR is shown in Figure 8a -c; 
In order to fabricate our proposed microwave cavity resonator, digital files (geometry specified) are provided to 3D printer Ultimaker 2+ and PLA filament is used as the constituent material. After fabrication of the 3D designs, the inside wall of the cavity housing and the surfaces of the 3D SRR were silver-coated (CANS ELCOAT, P-100) using a paint brush. For drying purposes, the silver-coated sample was kept for 24 h at room temperature. A circular Styrofoam piece (4 mm × 44 mm) was cut and placed inside the cavity housing. The silver-coated SRR with a Teflon tube passing through it was placed at the center of the Styrofoam. A pair of 50-ohm coaxial cables (RG316) was capacitively coupled to the SRR at a distance of 2 mm, which was roughly adjusted with a 2-mm thick plastic film that served as a spacer. Stepwise fabrication of the 3D cavity housing and SRR is shown in Figure 8a -c; Figure 8d shows the complete structure of our proposed resonator working as a chemical sensor. In the proposed sensor, metal coating (silver paste) has been deposited uniformly on the PLA material-based sensor and the cavity. The thickness of the silver paste has been maintained such that it is larger than the skin depth (9.95 µm at 2.56 GHz for silver metal) and hence no current reaches the PLA material. Thus, the use of PLA in our design is to make the structure lightweight and inexpensive only. Because the loss property of the PLA has not been utilized in the structure, we have chosen the best fitted material in the 3D printer irrespective of its lossy properties. Due to manual painting, the thickness of the silver paste might be non-uniform at some points, which can be addressed in the future works.
Measurements
Coaxial probes were connected to a VNA (MS2038C, Anritsu Corporation, Atsugi shi, Japan) and frequency response was recorded from 1-3 GHz after a full two-port short, open, load, thru (SOLT) calibration. The transmission coefficient (S21) was measured at 2.56 GHz with an empty channel, and the IL (magnitude of S21) was 13.66 dB. To verify the exactness of the measurements, simulation and measurement results with an empty channel were drawn together and found to have excellent agreement. To proceed further, 100% ethanol and DIW were individually injected into the Teflon tube and in each case the resonance frequency (fr) and S21 were measured. Simulations and measurements of the three considered cases (empty channel, ethanol, DIW) are shown in Figure 9 .
To validate our proposed idea of a 3D-printed silver-coated SRR as a chemical sensor, the resonance frequency, Q factor, and IL from both simulations and measurements are provided in Table 2 . In the proposed sensor, metal coating (silver paste) has been deposited uniformly on the PLA material-based sensor and the cavity. The thickness of the silver paste has been maintained such that it is larger than the skin depth (9.95 µm at 2.56 GHz for silver metal) and hence no current reaches the PLA material. Thus, the use of PLA in our design is to make the structure lightweight and inexpensive only. Because the loss property of the PLA has not been utilized in the structure, we have chosen the best fitted material in the 3D printer irrespective of its lossy properties. Due to manual painting, the thickness of the silver paste might be non-uniform at some points, which can be addressed in the future works.
Coaxial probes were connected to a VNA (MS2038C, Anritsu Corporation, Atsugi shi, Japan) and frequency response was recorded from 1-3 GHz after a full two-port short, open, load, thru (SOLT) calibration. The transmission coefficient (S 21 ) was measured at 2.56 GHz with an empty channel, and the IL (magnitude of S 21 ) was 13.66 dB. To verify the exactness of the measurements, simulation and measurement results with an empty channel were drawn together and found to have excellent agreement. To proceed further, 100% ethanol and DIW were individually injected into the Teflon tube and in each case the resonance frequency (f r ) and S 21 were measured. Simulations and measurements of the three considered cases (empty channel, ethanol, DIW) are shown in Figure 9 .
Sensors 2018, 18, x FOR PEER REVIEW 9 of 12 Q = fr/Δf3dB [22, 23] . Relative error in resonance frequency was estimated from the difference between the corresponding simulations and measurements [24, 25] . When we measure the resonant frequency of liquids, we measured it three times. For instance, the resonant frequencies of ethanol are measured to be 2.544 GHz, 2.547 GHz, and 2.543 GHz for the first, second, and third measurement, respectively. Therefore, the average frequency of three measured frequencies is 2.545 GHz. The frequency variation of each frequency is 1 MHz, 2 MHz, and 2 MHz for each time. Because the resonant shift of 25 MHz is much larger than this frequency variation of 2 MHz, we can detect the frequency shift from air to ethanol or DIW.
Discussion
The main attraction in our proposed resonator is its lightweight and inexpensive design owing to utilization of 3D-printing technology. In our proposed microwave resonator, PLA and Styrofoam materials were used. Because the density of PLA (1250 kg/m 3 ) and Styrofoam (30 kg/m 3 ) are much lower than the density of copper (8930 kg/m 3 ) and aluminum (2700 kg/m 3 ), the structure of our proposed microwave resonator is significantly lighter compared to that of [12] . From the dimensions provided in Table 1 , net volume occupied by the proposed structure is estimated and compared with the 3D SRR presented in reference [12] . Our proposed 3D-printed SRR and cavity achieved, 61% and 85% weight reduction, respectively, as compared to the 3D SRR and cavity utilized in [12] .
In order to evaluate the performance of our proposed microwave chemical sensor, a comparison with existing devices is provided in Table 3 . Sensitivity (S) was estimated as S (%) = Δfmax/fr, where Δfmax is the maximum frequency shift when DIW was injected, and fr is the resonance frequency. The sensitivity (S) of our proposed microwave chemical sensor is comparable to the recently proposed microwave chemical sensors. To validate our proposed idea of a 3D-printed silver-coated SRR as a chemical sensor, the resonance frequency, Q factor, and IL from both simulations and measurements are provided in Table 2 . 3 dB bandwidth of a microwave device indicates the bandwidth around the center frequency, where the response gets reduced by 3 dB with respect to the response at its peak. Q factors are estimated from S 21 curves (simulations and measurements) based on 3 dB bandwidth criterion such that Q = f r /∆f 3dB [22, 23] . Relative error in resonance frequency was estimated from the difference between the corresponding simulations and measurements [24, 25] . When we measure the resonant frequency of liquids, we measured it three times. For instance, the resonant frequencies of ethanol are measured to be 2.544 GHz, 2.547 GHz, and 2.543 GHz for the first, second, and third measurement, respectively. Therefore, the average frequency of three measured frequencies is 2.545 GHz. The frequency variation of each frequency is 1 MHz, 2 MHz, and 2 MHz for each time. Because the resonant shift of 25 MHz is much larger than this frequency variation of 2 MHz, we can detect the frequency shift from air to ethanol or DIW.
In order to evaluate the performance of our proposed microwave chemical sensor, a comparison with existing devices is provided in Table 3 . Sensitivity (S) was estimated as S (%) = ∆f max /f r , where ∆f max is the maximum frequency shift when DIW was injected, and f r is the resonance frequency. The sensitivity (S) of our proposed microwave chemical sensor is comparable to the recently proposed microwave chemical sensors. In addition, 3D printing, as an additive manufacturing technology, adds valuable features such as an etching-free and chemical-less processing. In [24] and [27] , the structures were realized using photolithography, which is a subtractive manufacturing process. It requires various steps and a particularly clean environment and involves hazardous chemicals. In [26] , the design complexity is increased due to fabrication of five stacked layers. Our proposed microwave cavity resonator can be a potential candidate to be used for chemical sensing applications. Thus, the overall weight of the proposed assembly is almost six times lighter as compared to the previously reported 3D SRR and cavity. Although the overall volume is constant, the structure is very lightweight, low cost, and practically useful.
The material cost is not standardized across the world and hence cannot be estimated. However, a general statement can be said based on the experience and universal price. For instance, copper and aluminum (materials used in [12] ) are much costlier than PLA and Styrofoam (materials used in our study).
Conclusions
In this paper, a 3D-printed SRR residing in a cavity is presented as a chemical sensor. The novelty of the proposed structure is its light weight and low cost. 3D-printing technology has additional attractive advantages that are not found in photolithography. The SRR and cavity both were printed using PLA material and silver-coating was used to make the surfaces electroconductive. 3D SRR was centered on a Styrofoam base plate and both were placed in the cavity housing. A pair of coaxial cables was capacitively coupled to the SRR and the structure resonated at 2.56 GHz with an empty tube passing through the SRR. To validate our proposed idea, the transmission coefficients (S 21 ) were measured with ethanol and DIW. A frequency shift of 205 MHz with respect to the empty channel was achieved when DIW was injected into the channel. 3D-printing technology can play an important role in microwave designs, which are bulky or complex to fabricate using photolithography.
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